Searching PAJ 



Page 1 of 2 



PATENT ABSTRACTS OF JAPAN 



(11)Publication number : 07-138301 
(43)Date of publication of application : 30.05.1995 



(51)lnt.CI. 




C08B 33/02 
G01N 30/48 




(21) Application number : 


: 06-116105 


(71) Applicant : 


: NAKANO VINEGAR CO LTD 


(22)Date of filing : 


06.05.1994 


(72)lnventor : 


OKAMOTO YOSHIO 








ENOMOTO NAOKI 








OISHI TATSU 








OGASAWARA YASUSHI 








AKANO HIROFUMI 








KAWAMURA KICHIYA 



(30)Priority 

Priority number : 05257538 Priority date : 22.09.1993 Priority country : JP 

(54) NEW POLYSACCHARIDE DERIVATIVE, ITS PRODUCTION AND ITS USE 

(57)Abstract: .. >' t . 

PURPOSE: To obtain a new polysaccharide B L,t3sl 4 A r H *^T*SsS 

derivative excellent in solvent resistance and useful 

as a separating agent used in chromatography for 1 
resolving an optically active substance, by chemically ^ 
bonding a compound obtained by combining a silane ~ <r ~ Hf 
coupling agent with a porous carrier to a 

polysaccharide. 0 

X UJ 

CONSTITUTION: This new polysaccharide derivative -e-am-n*. 
consists mainly of a structure represented by formula 
I, wherein a polysaccharide or its derivative is 
chemically bonded at the reducing terminal of the site 
thereof the surfaces of a porous carrier on the inside 
and outside of the pores. In the formula I, R is Ra, or 
a group of formula II or III (wherein Ra is H, an alkyl, 

phenyl, etc.); Rb is methylene, phenylene, etc.; Z is a porous carrier surface, a halogen 
atom, etc.; ml is the number of monosaccharide units and 10 to 500 on average; and m2 
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searcning ±*aj 



rage ^uiz, 



is 1 to 20. To obtain the polysaccharide derivative represented by formula I, for example, a 
polysaccharide having a reducing terminal is dissoved in a solvent, an aminosilane 
coupling agent and a reducing agent are added to the solution, and the reducing terminal 
of the polysaccharide is reacted with the amino group of the silane at 50-80°C to thereby 
combine them by the reducing amination method, thus giving a compound represented by 
formula IV. 
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2.01(f) 2.02 


a 62(0 2.10 


2.06(f) 2.20 


2.17(f) L82 


1.06(f) 2.18 


HOv 

CHa H,</ 


2.29(-) 1.99 


3.75C-) 2.07 


2. 14(f) L 15 


1.83(-) 1.80 


1.1 6(-) 1.68 



[0 0 5 7] fc:fc. S2i>pk. tt##3gSifcT?&0, * 

«>6tl£. k 2 «k. tR«fc«^$SJt*^ 

[0 0 5 8] [0 0 5 9] 

[»1] * [&2] 

k, ( = 

[0 0 6 0] * [&3] 
k, ( #8£glfc) = 

[0 0 6 1] (1 -4) TB©-*« (6) TS$n* [0 0 6 2] 

it-t^-tiS. [it 2 4] 



k, ( ##sstt> 



— 8 — 
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t -NH-(fflt). -Sr-O-Q 



[0 0 6 3] 
[0 0 6 4] 

[<fc2 5] 



(5£* R c tt*$SCTifcS Utt 



H,C 



10 



[0 0 6 5] Sr^U -€-©H&g»ifigffrJ?«fcD 90X 
BUT&S. m< tiJF^l 6 0. Z, \*i<V1]>f)V& 

[0 0 6 6] wsb (i-2) -cnzntz* ^ffiirrsy 
:/n tr;m©^Lfc^ffiMa->u*y;u (1-2 ->u 

IC. 75D-X1. 0g (WDpHO) &M 

*DMso8m uzmmi>it : bo&-mz.> ftrnzuz. *z> 

-OH /OH 

-OH 



NaBHs CN15 0mg$i*DMSO5m 
lCS^Lfefc©^ #83 Omgfc&ijnLfcfc©*!!! 
A, &$T5 OtTl 2^WS^S-e-T«ffiffl31?2r*-> 

[0067] r©«tacbT#en&»is^'>'j*y;v 

O, fh7kFD77>, ^^y— JV, 7±b>, ^+ 

29zmM&&.mi>fz. tc^»«t (11$) <to »©*§-& 
ssssu ts©-«sc (7) rasnsft^sf 

fc. fciS* TcM^mtC : 4. 2 9 %, H : 0. 9 0 %, 
N : 0. 2 2*-?**. 

[0068] 

Ut2 6] 



^un 

V 6h oh J i 




.CH,-! 



NH-((Ht)»-^i-0- 
Zt 



->')*y^ 



[0 0 6 9] ^ffl8^ffll^J*W^«DMA- 
LiCl 8ml*3«fct/fc:'J ^>3ml iOftSiStfl: 

5^7^— H3. 0ml £gsinU g$T8 0tT12^m 

Eiss-ti->"j*y;i^ffi»c{b#^UTv^iieB©*K 30 

LT^ZZLt* I RX^ hJHC^^T2 2 7 0 cm' 1 

tec =n mowmmm *k» sctiau etss 

c ©asiatf ©Sffi^jaa v- u h 5 1 H D 7 



[0 0 70] -£©*£«, IRX^hJH;*V>T17 3 
Ocm- 1 ttffil£#;M*r:;i,£©#agJglS (Jg 2 Sfcfr-A 
5 >gIX7MU©C = 0©&iR) dtS»6nfcCt, 2 

e^7csg»«fffl<fco, ^u*y;^©!e-&smsbT± 

SH-«iC (6) T?^nSYb^«l^«:. CtlS^DT 

hmftm$}£v&. c©t>©tco^T. #«5-fe5^ 

[0 0 7 1] (1 -5) TIH©-fleiC (8) T^sn^. 

[0 0 7 2] 
Hfc2 7] 




Rc-T-0 
V ORc 



■NH-((H ( ),-^i-0- 



[0 0 7 3] 
[0 0 7 4] 
WU2 8] 



H S C 



H,C 



NH- 



c- 



50 



[0075] s^u *-©@&g«fi»trg«fc d 9 0 % 

ELhT*&. m 5 2 0 0 > Z 2 \tisVj]f)V&m, 

x h * «k # -> 7 >mmm § l < iMSte-e- ^ >sa 
a^©3%©^-rn*>-cjfes. ) 
[0076] tata (1-2) tr#snfc> SffitTs/ 

^atf^Sc^bfcSffiffiax'J*^ (1-2 ->u 
IC, t^n-X1.0g (Merck ttS) £*?S*D 



-9 — 



(10) 
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18 



MA/L i C 1 2 1ml fcj8J5iL£fc©£iin;t. #Wl 
SltS. SfcC, NaBHsCNl 50mg*^*DM 
A/L1C1 5ml CS»Lfct>©i:. «S3 Omg 

[0 0 7 7] r©J:^ICbT#e.tlfcll^>U*y^ 

'OH /OH 



*/LlCl, rh7hHD77>, *9J-)V. 7-bh 

6 0-CT2f$mB28J§txfc. 7C*»«f (SB138 .fcD 

4&£#fc. fciJ. 7C*»«Tfi«C : 2. 1 2 %, H : 0. 5 
6 96. N : 0. 1 5 9<$-C&5. 

tO 0 7 8] 

Kfc2 9] 




[0 0 7 9] CZ©»^Mav'U*y^*tl*DMA- 
LiCl 8ml45J:r;fc!U>?>3ml «kr)ift-5iKtf»tc 
d©Rlfc:^lC3, 5-^^^;V7xr:;WV 
S'T*— h3. 0ml £&inU g3fcT8 Ottl 2BHW 

**««sL-fc«, tzmmo-i vi'7i—Yg s im& 

LT^SCi* I RX^? MH;:*3V>T2 2 7 0 cm 1 
\Z C = N W©#fiSSi6SS«)-S C ttr J: DftSL-it^ 
£ ©SJSiRf ©Sfflftfflffi y * yjV^y- h ? t H n 7 

4&£Bfc£Lfc&. 6 0t:T2Nfra«SKJSLfc. 
T, r ©{fc^lC^T I R^i» h^«ft7C*»«f 
(SSI 30 £fr3ifc. 

[0 0 8 0] -£■©£«. I RX^ HHCiJ^Tl 7 3 
0cm-'n^^£®#«iK (fg2»#-A 
5 >8xXfMl-©C = 0©&iK) #i?8&£nfc££, 3 
<&Ctc3SI#*t<1J:9. xU#yjWs©l&S£tt^LT± 
S-J&SC (8) TS3tl-5ft-&!gj£|§fc. Hn^DT 
hfflSMiJWilxfc. uCbCIIO^T, #i7t5M 

[0 0 8 1] 

[S3] * 



:-NH-(CH,),-Si-0-C 

» 3 S 



50 





(8) 










saa t. 


5200 to=6.24 


** 


«» ant 


ki a 


ki a 


A* 

Ph 


0.36(-> 1.50 


0.74(-) 1.68 


xkscx 


0.55C+) K37 


0.97(f) 1.32 


ir* 


0.62(-) 1.19 


1.17C-) 1.15 


.OH HO 

0— -0 

CHi H,C 


0.83(-> 2.73 


2.36C-) 1.83 



* CHEMISTRY LETTERS PP715 -718, 1989. 
YOSHIO OIWMOTOfr^fi«-5lfflUfco 

[0 0 8 2] (1 -6) TEO-JR* (1 0) tSStl 
a-ftS-ft©^ 
[0 0 8 3] 
Wt3 0] 




,-NH 



-«H,). -SI— 0 

A, i"J*y;l- 



(l o) 



[0 0 8 4] 
[0 0 8 5] 
Kb3 1] 



0O)-NH— 

C 1 -^"^ 



9 

c- 



[0086] *-©g&Ste»Sff-g«fc 0 9 0 96 



-10- 



(11) 



-13 8 3 0 1 



19 



20 



[oo8 7] strSH (i-2) T#sn&, &m\z7*s 
?a v)vm<Dt$&vtc&w®tm>>v*y)v (1-2 ~>u 

%¥)V) 3gfc, 7^D-X1.0g W3Dpl6 0) 
$S*DMSO 8m 1 K£#Lfcfc0£jD;^ 

NaBHs CN 15 0mg£ft*DM 
SO 5m\\zmmi,tch<D£. S&3 0mg£gsinL 
fcfca>£flD;U S*T5 01CT1 2f$ffl£jS£i*:T^® 

C0088] zcD&5\zVT&t> n^sis-a- ^ u # 
2^ra»s^)tL,feo 

[0089] ^^HiK'&jaav'U^yjv^, &*dma 

-Li CI 8ml, tTU^>3ml cfcOfc^SWlCtf 
V ORc ORe/nu ORc ORc 



2 2 7 0 cm-'k:C = Nra©#18SSi&gJ&5^tfc«fc 

t-7tH077>, ^^y-JU, 7-feh>. '\*tf->T? 
ife#U **MSi>£li&£bfc«, 6 0t:-e2I^MIl2l£jS 
Lfc. i©fl2-&%ltOt/»T I RX^ hM)-#r 

i3«fctf7CiSi#*T (Sgl*) SfTofc. 
[0 0 9 0] -£©«§£. 1RX^MH;^T17 3 

o cm-'Hmztuv^t-jmowtsmm (^2»*-n 

* t L- TffMffi L It £Sg 2 S IC * 

r. 

[oo9i] (i -7) Tf2©-s?5S; (i i) -v&tsn 

[0 0 9 2] 
Wt3 2] 



-(CH,),-Si-0- 



(I 1) 



[0 0 9 3] 
[0 094] 
Hfc3 3] 



(it*, Rc WmWLTIa&Wt 



50 



[0 0 9 5] £trU ^©BlftSBfiSfhiCi; 0 9 0 % 
&.±-C$>2>. im «¥^*Sll6 0, Z 2 \t^)iiVMk 

>4ffis&j©5^©^-rnavr&.s. ) 
[0 0 9 6] WIH (1-2) -cwsnfc, amtcTsy 
y o fc?^g©«s£ baffling -> u d-2 -> u 

*y;W 3g»C, 7SD-X1.0g (fJ^DpUO) 
£il*DMSO 8mlt;Sj5fLfcfe0$M. MS 40 

N a BHj CN 15 0mg$i*DM 
SO 5ml C»»Lfcfe©t, »K3 Omg^SsflDU 

fcfe©suo^.. §siT5 o-c-ei 2*m&fe-2^x%m 
T?ft#«cf^3-e-fc. 

[0097] ^©i5tcLT#e,nfc«iia^->u*yju 

O, rh7tHD77>, y # y 7-th >, ^ 
•y->TSt#U *^©75n-xlf*^#. 6 0"C-e 



[0 0 9 8] £©»je^$as->u#y^£&*DMA- 

LiCl 8m l*5.i:r;hfU^>3m 1 iO^-SJSt 1 ^ 

*H»3-a\ z.e>Kmmzy *=.)v-i vi>7-r— h2m 1 

fcgsiOU &j$ST8 OtTl 2^SlSa-B-v'J*yjl/ 
^®tC^#ilS-&bTV^«t»©*KSS^ffliLfc ( , Jg® 
*¥\Zi&M<r)-1 Vis7±—h&im&\sT^Z>Z.ti%: I R 
2 7 0 cm l tCC = Nra©#*SM 

±h>, ^*tf>T8fc#U **6*8>£&3cb;fc& < 6 0 
[0 0 9 9] -€-©ijS^ I RX^ HI/fciSHT 1 7 3 

o c m- 1 ttmiz*)vtf=.)m<Dtot&mm m 2 
s>Kxx7 L ;i/©c=o©ffiiR) ^»6nrcr<h. $ 

la-jess; (in TS^n^^&sffc. cm^d 
•r. 

[0 10 0] jCfflfiSI 

a** 1 (1-3) •vftztiitmmt&m&o. 46x2 



—11— 



(12) 



7-138301 
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PS 10, PS- 2 Ot-hn?+>mfASIH 

5 1 0#>-?RV4 8 6UV«WaS^=&ffifflbfc 0 £ 
&, itmmtvx, 7S.a-Z%?9 h>1thX7S. H 

[oioi] sec. *%wi-j:o#e»n&3t^fijffl 



i0 



22 



(THF) fiSffiSiSaiml/mi n-C2^rMiSSUJ5:ft 

I PA=9 0 : 1 0. #tt9 5 : 5S^-T. SKS 
0. 5m 1 /m 1 n, SS©*#Tfrofc. 
[0 10 2] 



(72)%^# §m «x mrnw^ urn #m 



—12— 



